As part of ongoing research programme we synthesised the title meso-tetraarylporphyrin derivative possessing a high degree of complexity in one phenyl ring. This compound is valuable potential intermediate for reactions, leading to biologically active porphyrins, such as PDT agents.
As part of ongoing research programme we synthesised the title meso-tetraarylporphyrin derivative possessing a high degree of complexity in one phenyl ring. This compound is valuable potential intermediate for reactions, leading to biologically active porphyrins, such as PDT agents. 1) We used for this purpose the Vicarious Nucleophilic Substitution of Hydrogen reaction (VNS) 2) and subsequent alkylation of the intermediate 2 by n-pentyl iodide.
To a stirred solution of t-BuOK (87 mg, 0.78 mmol) in anhydrous DMSO (2.5 ml, under argon) a solution of 5-(4-nitrophenyl)-10,15,20-triphenylporphyrin zinc(II) 3) (1; 79 mg, 0.11 mmol) and chloromethyl para-tolyl sulphone (45 mg, 0.22 mmol) in DMSO (1.5 ml) was added dropwise via syringe at room temp. during ca 5 min. After additional 30 min of stirring the mixture was poured into 3% HCl containing ice (30 ml). The precipitate was filtered, washed with water, and then dissolved in CHCl 3 . After drying with anhydrous Na 2 SO 4 and evaporation of the solvent the 5-[4-nitro-3-(toluene-4-sulphonylmethyl)-phenyl]-10,15,20-triphenylporphyrin zinc(II) (2; described in earlier literature 3) ) was isolated by column chromatography (silica gel 200-300 mesh, Merck AG; eluent: CHCl 3 /n-hexane -3:1); yield -86 mg, 88%.
In a round-bottom flask (10 ml), the solution of 5-[4-nitro-3-(toluene-4-sulphonylmethyl)-phenyl]-10,15,20-triphenylporphyrin zinc(II) (2; 86 mg, 0.096 mmol) in DMF (2.5 ml) was cooled to 0°C. Then, t-BuOK (45 mg, 0.40 mmol) was added in a one portion and the mixture was stirred for 15 min under argon. To this mixture, 1-iodopentane (79 mg, 0.40 mmol) in DMF (1 ml) was added at 0°C. The reaction was continued at this temp. for ca 3 h until completion (TLC monitoring; CHCl 3 /n-hexane -3:1). The mixture was poured onto water with ice (40 ml), the product was extracted with CHCl 3 (3 x 10 ml), and the organic layer was washed with H 2 O (2 x 20 ml). After drying over MgSO 4 and evaporation of the solvent, the crude product was purified by column chromatography (silica gel 200-300 mesh, Merck AG) using CH 2 Cl 2 /n-hexane mixture ( 
